In the title compound, [Re 3 (-H) 3 (C 25 H 22 P 2 )(CO) 10 ]ÁCH 2 Cl 2 , the three Re atoms form a triangle bearing ten terminal carbonyl groups and three edge-bridging hydrides. The bis(diphenylphosphanyl)methane ligand bridges two Re atoms. Neglecting the Re-Re interactions, each Re atom is in a slightly distorted octahedral coordination environment. The dichloromethane solvent molecule is disordered over two sets of sites with fixed occupancies of 0.6 and 0.4.
Related literature
For general background to the reaction between rhenium complexes and the bis(diphenylphosphanyl)methane ligand, see: Prest et al. (1982) . For related rhenium complexes, see: Adams et al. (1993) . For the treatment of the hydride atoms, see: Orpen (1980 (Prest et al.1982) ; however, its characterization was only based on spectroscopic analysis. We have synthesized this compound during our investigation of similar clusters with diphosphine ligands and the structure of the compound has been established by single-crystal X-ray diffraction. In the title cluster ( Fig. 1 ) the three rhenium atoms form a triangle, bearing ten terminal C≡O groups with three edge-bridging hydrides.
The bis[(diphenylphosphino)methane] ligand forms a symmetric bridge over the Re1-Re2 edge. The two triangular edges, Re1-Re3 and Re2-Re3, exhibit bond lengths typical of hydrogen bridged Re-H-Re bonds, 3.2909 (4) and 3.2901 (4) Å, and the third, shorter edge, Re1-Re2 were stirred for 120 min in dichloromethane (20 ml). A solution of trimethylamine N-oxide (8.2 mg, 0.11 mmol) in dichloromethane (5 ml) was added dropwise during 30 minutes and the reaction was stirred at room temperature until complete conversion had occurred, as judged by spot TLC. The solvent was removed under vacuum and the residue dissolved in a minimum quantity of dichloromethane. The products were then separated by thin layer chromatography on silica using dichloromethane:petroleum ether (1:1) mixture as eluent. The order of elution (decreasing R f values) was [Re 2 (CO) 8 (dppm)]
(1) and [Re 3 (µ-H) 3 (CO) 10 (dppm)] (2). Final purification was achieved by recrystallization of compound (2) from dichloromethane-hexane.
Refinement
The dichloromethane of crystallization is disordered over two sites with an occupancy ratio of 0.6/0.4. All C-Cl distances were restrained to be similar and the carbon atoms and chlorine atoms were restrained so that their U ij components approximate isotropic behavior. Furthermore, all disordered atoms were constrained to have similar anisotropic displacement parameters. Also, the coordinates of C1S and Cl2B were constrained to be the same. The idealized positions of the hydride H atoms were estimated using the XHYDEX program (Orpen, 1980) . The hydride H atoms H1H, H2H, and H3H were constrained to ride on Re1, Re2 and Re3, respectively, with U iso = 1.5 U eq (parent Re atom). The hydrogen atoms were posisupplementary materials sup-2 tioned geometrically and were also constrained to ride on their parent atoms, with C-H = 0.95 Å, and U iso = 1.2 U eq (parent atom). The highest peak is located 0.08 Å from atom Cl1 and the deepest hole is located 0.32 Å from atom Cl2B.
Figures Fig. 1 . The molecular structure of the title compound, showing 50% probability displacement ellipsoids. 
